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P u r e hypophosphorous acid, i. e. not contaminated w i t h phosphor ic o r 
phosphorous acid is o f t en needed in inorganic and organic chemical researches . 
According to J E N K I N S and J O N E S [1], t he commercia l 50% hypophosphorous 
acid a lways conta ins a few pe r cent of phosphor ic and phosphorous acids. T h e 
process proposed by these au tho r s to r emove impuri t ies , seems, however , to b e 
cumbersome and, in addition, accompanied by a considerable loss. 
T h e necessity arose in th is Labora tory to p repa re carefu l ly pur i f i ed 
hypophosphorous acid for the reduct ive deamina t ion of an a romat ic amino 
group [2], [3]. To mee t this purpose, a new simpler and more comfor tab le m e -
thod w a s evolved. 
Since w e disposed of p u r e calcium hypophosphi te , it seemed pract ical to 
l ibera te hypophosphorous acid by any acid yielding a poorly soluble calcium 
salt. The high w a t e r solubility of calcium su lpha te rendered su lphur ic acid 
impract ica l for this purpose, whe rea s oxalic acid made possible the q u a n t i t a -
t ive precipi ta t ion of calcium. 
An equiva len t amoun t of calcium hypophosphi te proved to react in an 
^aqueous solution wi th oxalic acid according to the fol lowing equat ion : 
Ca (H2PO,,), + (COOH)2 = Ca (COO), + 2H3PO,.. 
The di lute aqueous solution of hypophosphorous acid obta ined was concen-
t ra ted in vacuo in a ni trogen s t ream. 
Experimental 
Calcium hypophosphi te (340,2 g, 2 mol) was dissolved in hot distilled w a -
ter (2.500 ml) and a solution of crystal l ine oxalic acid (hydrate) (252,14 g, 2 mol) 
in hot w a t e r (100 ml) was added u n d e r st irr ing. Af t e r a l lowing to cool, the wh i t e 
massive prec ip i ta te of calcium oxala te was f i l tered. The solution, in tu rn , w a s 
evapora ted to 384 ml in a n i t rogen s t ream in vacuo on a w a t e r - b a t h of 45° C. 
Ti t ra t ion showed a content of 52 per cent hypophosphorous acid. Dilut ion wi th 
wa te r yielded the concentrat ion required. 
Based upon analyt ica l data obtained by the J O N E S and SWIFT [4] me thod , 
our product contained less then 0,1 pe r cent phosphoric and phosphorous acid. 
86 M . H A L M O S 
resp. The hypophosphorous acid solut ion prepared in th i s w a y gave fa i r yields in 
cer ta in reduct ive deaminat ion processes. 
* * * 
T h a n k s a re expressed to Dr. ÉVA FODOR-VARGA fo r the analyses 
carr ied out. 
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